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Abstract: 

SU 1351915 A 



The gossypol anthranilate is directly subjected to acidic hydrolysis. 
The solvent is acetone or its mixt with chloroform or ethylacetate. 

The obtd. ppte. of gossypol-acetic acid is twice dissolved in acetone and pptd. with acetic acid. 

The obtd. ppte. is then dissolved in acetone, heated to 50-55 deg. C and subjected to hydrolysis with water at 
55-60 deg. C. As previously, the process involves:- hydrolysis with cone, inorganic acid in organic solvent 
medium; treating with acetic acid to give gossypolacetic acid (in the form of a ppte.); dissolving the ppte. in 
an organic solvent and pptg. with acetic acid; dissolving the obtd. ppte. in organic solvent; purifying with 
activated carbon; hydrolysis with water; sepn. of final prod. Typically, proposed method increases yield of 
gossypol from 12-14% to 17-19% and reduces the number of stages from 7 to 4 (by eliminating the initial 
hydrolysis with alkali prior to the acidic hydrolysis stage). USE/ADVANTAGE - Increased yield of 
gossypol by simpler process. The gossypol may be used in medicine. 
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30B3HHeM THApOJlHSa KOHD;eHTpHpOBaH- 

Hoft HeopraHHtiecKoft khcjiotoh b cpe^e 
oprarawecKoro pacTBopHTenn, o6pa6oT- 
kh yKcycHoft khcjiotoh c nonyieHHeM 
roccHnonyxGycHott khcjioth b BHAe ocaA- 
Ka f pacTBOpeHHeM nocjieflHero b opra- 



HH^iecKOM pacTBopHTene h nepeocaxAe- 
hhgm yKcycHoft khcjiotoh, pacTBOpeHHeM 
nonjnieHHaro npH stom ocaflKa b opra- . 
HwiecKOM pacTBopHTene, otoctkoh ax- 

THBHpOBaHHHM yrJieM H rHflPOJIHSOM BO- 

AoA c BbmeneHHeM ueneBoro npoAyKTa, 

O T JI H q a » H H ft C H TeM, MTO, 

c ueJibH) noBumeHHH BhixoAa AfeneBoro 
npoAyKTa t ynpomeHH* npouecca, aHTpa- 
HHJiaT roccHnoJia HenocpeACTBeHHo noA" 
BepraioT rHAPomisy khcjiotoh, h b Ka- 
xiecTse pacTBopHTCJiH HcnojibsyioT aue- 
toh mm ero CMecb c xjiopo*opmom hjih 
STHJiaueTaTow, nany^CHKbiii ocaAOK roc- 
cHnonyKcycHoft khcjiotm abadkah pacT- 
BopH»T aiieTOHe h nepeocaroaioT yx- 
cycHoft khcjiotoh, a 3aTeM nonyMeHHUft 
npH 3 tom ocaAOK pacTBopmoT b aAeTOHe, 
KarpeBdJOT ao 50-55 C h noABeprawr ^ 
rHAPomrey BOAoft, Harp€Toft ao 55-60°C. 
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H3o6peTeHne othochtch k cnocoGy 
nonyMeHHH roccHriona H3 aHTpaHHJiaTa 
roccHnona,- KOTopuft Hcnojibsyw* b Mejyi- 
UHHe b ka'tiecTBe JiexapcTBeHHbix cpeflCTB . 

HaBecTeH crioco6 no JiyM e h hh roccH- 
noJia H3 aHTpaHHJiaTa roccHnona nyTeM 
meno^Horo rHAPOJinsa, rHAPOJiHsa xoh- ' 
ueHTpHpoBaHHoft HeopraHH^ecKoH khcjio- 

TOH B Cpefle AH3THJIOBOrO 3<J>Hpa, 06- 

padoTKH yxcycHOH xhcjiotoh c nony*ie- 
HHeM roccHnoiiyxcycHOH xhcjiotw b BHAe 
ocaAKa, KOTopwM saTeM tphxam pacT- 

BOpHWT B AH3THJIOBOM 3<fcHpe H nepeoca*-* 

AajoT yKcycHoft xhcjiotoB, noJiy^eHHWH 

IIPH 3TOM OCaflOK paCTBOpflWT B AH3TH- 
JIOBOM 34>Hpe MHCTHT aKTHBHpOBaHHbIM 

yrJieM h rHAPOJiH3yK>T boaoB, a saTeM 
KpHCTajfiiHsyioT H3 neTpoJieiteoro 3$Hpa 
c ncxnyMeHHeM ueneBoro npoAyKTa. Bw- 
xoa uejieBoro npoflyKTa 12—14% ot Be-» 
ca HcxoAHoro aHTpaHHJiaTa ♦ 

HeAOcfaTKOM Aamioro cnoco^a hbjib- 

eTCH CpaBHHTejlbHO HH3KHH BWXOA UCJie- 
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nojiy^eHHoro roccnnona nepejcpHCTajuiH- 
saiuieH H3 opraHMnecKoro pacTaopHTenn. 



CnocoS nojiyMeHHH HJunocTpHpyeTCH 
CJieAyronuiMH npHMepaMH. 

n p h m e p K 1 Kr aHTpaHHJiaTa 
roccnnojia (Mapxa A) nocTeneHHo npa • 
nepeMeniHBaHHH pacTBopnjoT b CMecH, ] 
cocTOHmeft H3 2 n aueTOHa h 0,2 n koh- 

\Q UeHTpHpOBaHHOH COJIHHOH XHCJIOTW. HO- 

nyMeHHUH pacTBop BbmepxcHBaiot b Te*ie- 
HHe 30 mhh npn KOMHaTHoft TeMnepaTy- 
pe, BbmaBHiHH ocaAox cojih aHTpaHHJio- 

BOH XHCJIOTW OT(J>HJlbTpOBbIBaK)T BM6CT6 
15 C HepaCTBOpHBOIHMHCH npHMSCHMH aHTpa- 
HHJiaTa roccnnojia. OcaAox npoMbiBaioT 
Ha 4>HJibTpe 0,2 ji aUeTOHa h Aanee hc- 
noJibsywT aah Bbm&neHHH aH Tpa HHJioBoft 

XHCJIOTW. B nOJiyqeHHblH <J)HJIbTpaT ao- 

20 SaBJiHWT enje 0,2 ji x 0Hu,e h TpHp ob aHHofi 

COJIflHOH XHCJIOTW H BbmepKHBaWT B Te- 

MeHHe 30 mhh, nocne vero k HeMy ao- 
6aBJiHK)T "0,6 ji yxcycHOH KHCJioTbi (Map- 



xa M) » ^epes 1 m BbinaBOMH ocaAox roc- 
Boro npoAyxTa, a Taxwe cjiokhoctb npo- 25 CHnoJiyxcycnon xhcjio™ ot4>hji b Tp o bh b aioT 
Aecca 3a CMeT MHorocTaAHnkocTH (7 cTa- H npoMbiBaioT 0,5 ji cmgch aueTOHa h 
AHh) h HcnoJib30BaHHH JierxoneTyqero h 



orneonacHoro pacTBopHTejin - ahsthjio- 
Boro 3$Hpa, neTpojieftnoro 3$npa. 

Uejib H3o6peTeHHH - noBwmeHHe bw- 
xoAa uejiesoro npoAyKTa, ynpomeHHe 
•npouecca. 

IIoJiy^eHHe roccnnona H3 aHTpaHHJiaTa 
roc cHnoJia o cyme ctbjihiot nyTeM thapo- 
Jin3a nocneAHero xoHueHTpHpoBaHHofi 
HeopraHHiecxoH xhcjiotoh b cpeAe aue- 
TOHa hjih ero CMeCH c xjiopo4)opmom HJIH 
STHjiaueTaTOM, o6pa6oTxy yxcycHoii xhc- 
jiotoh c nony^eHHeM roccHnoJiyxcycHOH 
XHcnoTbi b BHAe ocaAKa, xoTopuft saTeM 
ABa^Au pacTBopnwT b aueTOHe h nepe- 
ocacxAaioT yxcycHOH xhcjioto^, a 3aTeM 
ocaAox pacTBopawT b aueTOHe, a noJiy- 
VeHHbift npH 3tom pacTBop HarpeBawT ao 

50-55° C h noABepraxiT rHAPOJiHsy boaoh, 45 BaxyyM-cyniHJibHOM mxa^y He Bbime 60 9 C 



yxcycHoft xhcjiotm 2:1. IloJiyHeHHyH} roc- 
cHnoJiykcycHyK> KHCJioTy cymaT na bos- 
Ayxe, a saTeM b BaxyyM-cyniHJibHOM mxa- 
30 fcy °P H TeMnepaType He 6onee 60°C b . 
Te^eHHe 4-6 IlonyMawT 257 r roc- 
CHnonyxcycHOH xhcjiotw (26% ot Beca 
HcxoAHoro aHTpannnaTa roccHnona) *c 
coA^pxaHHeM roccHnona 91%, 

IloiiyMeHHe TexHHMecxoro roccnnona^ 
257 r roccHnonyxcycHoft xhcjiotw pacT-* 
Bopjflor b 2,6 ji aueTOHa. IloJiyMeHHbiii 
pacTBop OT^HJibTpoBbiBawT, HarpeBawT 
AO 50-55° C h x 3TOMy pacTsopy Me*A~ 
jieHHo npH nepeMeniHBaHHH npHJiHBaroT 
1,1 ji npeABapHTejibHo narpeToil ao 
55-60 °C BOAW. Mepes 2 *j BbinaBDiHft 
xpHCTaJiJiHMecxHH ocaAox roccnnojia ot- 
4)HJibTpoBbiBaK>T, npoMbiBawT h cymaT b 
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40 



HarpeToft ao 55-60 °C, BbmeJieHHeM ue- 
jieBoro npoAyxTa* 

Hcnonb30BaHHe Ha nocjieAHefl CTaAHH 
rHAPOJiHsa ropHMeft boaw h Ao6aBJieHHe 
ee b npeABapHTejibHo HarpeTbiA aueTo- 

HOBblH paCTBOp n03B0JIHeT He TOJIbKO 

yAaJiHTb yxcycHyw xHcnoTy» ho h oako- 
BpeMeHHo npoBecTH AonoJiHHTeAbHyio 

OMHCTXy » 

ToccHnon ocajKRaeTCH hs boaho— aue— 
ToHOBoro pacTBopa b bhac Menxoxpnc- 
TaJUiH^ecxoro ocaAKa, kotopum xopomo 
oTAejineTCH h cynmTCH, b CHjry Mero 

OCT3HOBHTCH Heo6fl3aTeJIbHOH OMHCTXa 
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b Te^eHHe 6 h. JIojiynawT 206 r TexHH- 
^ecxoro roccnnojia c coAepxaHHeM 92,5%, 
wo cocTaBJineT 21% or Beca B3HToro 
aHTpaHHJiaTa roccnnojia. 

IloJiyMeHHe 4>apMaxoiieftHoro roccnno- 
jia . 264 r BoaAyniHo-cyxoH roccHnojiyx- 
cycHOH xhcjiotw pacTBopH»T b 1 ji aue- 
TOHa. K noJiyqeHHOMy pacTBopy npn6aB- 

JIBWT 30 MJl XOHAeHTpHpoBaHHOH COJIH- 

55 hoh xHCJioTbi h saTeM 0,4 ji yxcycHOH 
KHCJioTbi. ^epea 1 m BbmaBmHH ocaAox 
roccHnoJiyxcycHOH XHCJioTbi. oT4)HjibTpo- 
BbisawT, npoMbiBaioT 0,3 ji CMeCH aueTo- 
Ha h yxcycHoA xhcjiotw 2:1. IloJiyMeH- 



BEST AVAILABLE COPY 



3 135191 
Hy» roccHnojiyKcycHyio khcjioty Bwcy- 



mHBaioT Ha Bosflyxe h pacTBopnW b 1 ji 
HarpeToro ao 40-45° C aueToaa; Dony- 
qeHHbm pacTBbp oxnasmaioT ao 30 °C h 
k* He My AodaBnnioT 0,4 ji yxcycHon kmc- 5 
no™. Hepe3 1,5 h BbinaBniHH ocaAOK 
roccHnonyKcycHoft khcjiotu oT^HJibrpo- 
BbiBaior npoMbraaioT 0,2 n cmcch aueToHa 
h yxcycHOH khcjioth 2:1, onepauHH hob- 10 
top*mt ABa^Abl. 

nojiyMeHHyio roc CHn onyx eye Hyio khc- 
JioTy BbicyniHBaioT b BaKyyM-cymHJibHOM 
nncafcy npH TeMnepaType He Bbmie 60°C " 
b TetieHHe 4 h. BwcymeHHyio roccmion- 15 
yKcycHyio KHcnoTy pacTBopmoT b 1,9 n 
aueTOHa. K pacTBopy AoSaBnnioT 50 n . 
aKTHBHpoBaHHoro yrjiH MapKH A h nepe- 
MemHBawT b Te^eHHe 10-15 mhh. YroJib 

OT*HJIbTpOBbJBaiOT H npOMblBaiOT Ha 4>HJlb- 20 

TpaTe 0,1 ji aueTOHa. $>HnbTpaT Harpe- 
Baior ao 50-55° C h k HeMy MenJieHHo 
npH nepeMemHBaHHH Ao6aBJTHKrr 0,85 ji 
npeABapHTejibHQ. Harperoii ao 55-60*C 
boaw. Mepe3 2 h . BbinaBniHH mbiikokphc- 25 
TaJinntiecKHfi ocaAOK roccHnoJia oT^fluibT- 
poBbiBaroT, npoMUBawT BOAOfi h cymaT b 
BaKyyM-cynmjibHOM mKacfry npH TeMnepa- 
Type ne Bbnne 60°C b TeMemie 6 no- " 
.^JiyHaioT 166 r roccwiojia (17% ot Beca * 30 
* aHTpaHHJiaTa roccHnona) c coAeparaHHeM 
roccHnona 98,5%. ' 

IlpHMep 2. 1 Kr aHTpaHHJiaTa 
roccHnoJia (MapKa A) nocTeneHHo npH 
nepeMemHBaHHH pacTBopnioT b cmcch, 
coCTonmea H3 1 ji aueTOHa, 1 ji xno- 35 

PO^opMa H 0,2 JI KOHAeHTpHpoBaHHOH 

t conHHofi KHcjiOTbi, flanee, K3K b npn- 
Mepe 1 . 

BbixoA roccHnonyKcycHofi khcjiotw 40 
272 r (27% ot Beca aHTpaHHJiaTa roccH- 
nona) c coAep«aHHeM roccHnona 92% 
(ot TeopeTHnecKoro) . 

BbixoA TexHH*iecKoro roccHnona 219 r 
(22% ot seca aHTpaHHJiaTa roccnnona) 45 
c coAepxaHneM roccnnona 92,5%. . 

BbixoA 4>apMaKoneHHoro roccHnona 
178 r (18% ot Beca aHTpaHHJiaTa roc- 
cHnona) c c o a e pxa hh e m roc CHnona 98,5%. 



n p it m e p 3. 1 Kr aHTpaHHiiara 
roccHnpjia: (Mapka A) . nocTeneHHo npn 
riepeMeiDHBaHHH pacTBopnioT b cmcch, 
cocronnteii H3 1 n aueToHa, 1 n sthji- 
aueraTa h 0,25 n cepHoft khcjiotn c 
yAenbHbw BecoM 1,4-1,5. IIony*ieHHNH 
pacTBop BbwepjxHBaioT b Te^eHHe 30 mhh 
npH KOMHaTHoH TeMnepaType. BunaBmyio 

COnb aHTpaHHJIOBOH KHCnOTbl OT^HJIbTpo- 
BWBaiOT BMeCTe C Hepa CTBOpHBIHHMHCH 

npHMecHMH aHTpaHHJiaTa roccnnona. Oca- 
Aok npoMbroaJOT Ha fcwibTpe 0,2 ji aue- 
Tona h Aanee Hcnonb3yioT ahh Bbwene- 
hhh aHTpaHHnoBOH KHCJioTbi. B nonyneH- 
HbiH 4>HnbTpaT Ao6aBnH»T eme 0,25 n 
cepHod KHCJioTbi h BbwepKHBaiOT b Te*ie- 
HHe 30 mhh . nocne nero b nonytieHHHH 
pacTBop npH nepeMemHBaHHH Ao6aBJiHWT 
U^-1,5 n boam. BepxHHH 3TnnaueTaT- 

Hblft CnOH OTAeJIHWT, A06aBJlHWT k HeMy 
0,1 n KOHUeHTpHpOBaHHOH COJIHHOfi KHC" 

JioTbi h saTeM 0,6 n yKcycHofi khcjioth. 
Mepe3 1 m BbinaBniHH ocaAOK roccnnon- 

yKCyCHOii KHCnOTM OT^HJlbTpOBblBaWT, 

npoMbiBaioT 0,5 n CMecn aueToHa h yK- 
cycHoii KHCJioTbi 2:1. nonyMeHHyio rocr- 
CHnonyKcycnyio KHcnoTy cymaT Ha B03- 
Ayxe, 3aTeM b BaKyyM-cymHnbHoM iDKa*y 
npH TeMnepaType He 6onee 60° C b. Te- 
MeHHe 4 ti. nony^aioT 295 r roccHnon- 
yKcycHOH KHcnoTbi (30% ot Beca aHTpa- 
HHJiaTa roccHnona) c coAepxaHHeM roc- 
cHnona 94% (ot TeopeTHqecxoro) . 

TexHHMecKHH h 4>apMaKoneHHbril roc- 
cnnon nonyxiaioT, xax b npHMepe 1. 

BbixoA TexHH^ecKoro roccnnona 
237 r (24% ot Beca aHTpammaTa roc- 
cHnona) c cpAepxaHHeM roccHnona 95%. 

Buxoa 4»apMaKoneHHoro roccnnona 
192 r (19% ot seca aHTpaHHJiaTa rocr 
cnnona) c coAepacaHHeM roccHnona 99% t 

IIpeAnaraeMbiH cnoco6 nosBonneT no- 
BbicHTb BbixoA ueneBoro npoAyxTa ao 
17-19 Bec.% npoTHB 12-14 b H3secTH6M 
cnoco6e, a Taxxe ynpocTHTt npouecc 
3a c^eT coKpameHHH KomroecTBa cTa- 

AHH AO 4 npOTHB 7 CTaAHH B H3BeCT- 

hom cnoco6e. 
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